10-phenylisoalloxazine, 4: Alloxan monohydrate (10.0 g, 62.5 mmol), Nphenyl-o-phenylenediamine (11.5 g, 62.5 mmol) and boric acid (3.9 g, 62.5 mmol) were added to 250 mL of glacial acetic acid and the solution was stirred overnight (~15 h). The product precipitated as a dark yellow solid. The resultant solid was filtered through celite and washed with acetic acid (20 mL) followed by deionized water.
10-phenylisoalloxazine, 4: Alloxan monohydrate (10.0 g, 62.5 mmol), Nphenyl-o-phenylenediamine (11.5 g, 62.5 mmol) and boric acid (3.9 g, 62.5 mmol) were added to 250 mL of glacial acetic acid and the solution was stirred overnight (~15 h). The product precipitated as a dark yellow solid. The resultant solid was filtered through celite and washed with acetic acid (20 mL) followed by deionized water.
Finally, the solid was washed with diethyl ether and dried in a desiccator to yield compound 4.8 as a light yellow solid (15.8 g, 87%), mp: >400 o C, 1 H NMR (500 MHz, DMSO-d 6 ) δ 11.43 (s, 1H), 8.40 -8.04 (m, 1H), 7.95 -7.57 (m, 5H), 7.45 (s, 2H), 6.96 -6.57 (m, 1H) . 13 C NMR (126 MHz, DMSO-d 6 ) δ 159. 6, 155.6, 151.8, 139.5, 136.1, 134.8 (2 peaks), 134.1, 131.4, 130.3, 129.8, 127.8, 126.0, 116.8 .
Electronic Supplementary Material (ESI) for Physical Chemistry Chemical Physics. This journal is © the Owner Societies 2016 2 10-phenylisoalloxazine 6.14 (500 mg, 1.72 mmol) was heated with K 2 CO 3 (600 mg, 4.3 mmol) at 105 o C for 4 h in 50 ml of DMF, the resultant dark yellow solid (K + salt of 7) was filtered and rinsed with ether and dried. The solid was then suspended in 50 ml of DMF and 5b (534 mg, 2.1 mmol), was added and stirred overnight. The reaction mixture was filtered and the filtrate was dried under a stream of dry air. The resultant solid was dissolved in DCM-water (1:1) and the compound was extracted with 3×50 ml of DCM. The organic layer was dried over MgSO 4 and solvent was removed and flash chromatography was used with 2% MeOH in DCM to purify the product as yellow solid. The diethylphosphonate was 44, 155.11, 150.14, 137.87, 135.77, 135.49, 135.11, 134.28, 132.75, 130.92, 130.58, 127.63, 126.70, 117.18, 61.74, 61.69, 42.39, 42.23, 24.13, 23.00, 21.21, 16.61, 16.56. 31 bromotrimetylsilane (660 µl, 3.2 mmol) was added dropwise and stirred at room temperature under argon for overnight. The solvent was removed by using rotary evaporator and 20 ml of methanol was added and stirred for 14 hr. The solvent was removed by rotary evaporator and deionized water was added and stirred for 2 hr. A yellow solid started to form and the product 6.3 (211 mg, 80%) was isolated by filtration and washed with diethyl ether and dichloromethane.
